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II. Syntheses and Characterizations of New Compounds
Synthetic scheme for compound 2
(6) (7) (2) S4 2. Synthetic scheme for compound 3
(10)
Compound 8. Compound 7 (50 mg, 0.09 mmol) and 1-aminopentanol (100 mg, 0.97 mmol) were refluxed in THF for 1 h. The solvent was removed under a reduced pressure and the obtained red solid was purified by silica chromatography using THF in CH 2 Cl 2 (gradient 0-20%).
The yield of 8 was 27 mg (53% Compound 9. Compound 8 (20 mg, 0.03 mmol) and 3-methoxypropylamine (1.0 mL)
were refluxed under an argon atmosphere for 1 h. Then the reaction mixture was diluted with CH 2 Cl 2 (50 mL) followed by extraction with a dilute HCl solution (0.5 M, saturated with NaCl) three times. The organic layer was dried over anhydrous Na 2 SO 4 before the solvent was removed under a reduced pressure and the obtained blue solid was purified by silica chromatography using THF in CH 2 Cl 2 (gradient 0-20%). The yield was 14 mg (70% 166.0, 165.9, 162.9, 162.8, 149.0, 148.9, 125.4, 120.8, 118.0, 101.6, 101.5, 70.6, 70.1, 62.6, 58.8, 58.6, 43.0, 40.4, 37.9, 32.3, 29.5, 29.1, 28 3, 166.2, 163.2, 149.4, 149.2, 125.9, 121.3, 118.5, 118.3, 102.0, 70.8, 70.2, 59.0, 58.9, 58.8, 43.1, 40.6, 38.1, 33.3, 29.7, 28.6, 28.4, 28.3, 6.6 165.9, 162.8, 149.0, 148.8, 135.3, 133.9, 133.8, 130.8, 130.7, 125.5, 125.4, 120.9, 118.5, 118.1, 117.8, 101.6, 70.7, 70.1, 58.9, 58.7, 42.7, 40.5, 37.9, 29.6, 29.0, 28.2, 28.1, 22.6 (1.0 g, 5.4 mmol) in THF (50 mL) and stirred for 2 h. Then most of the THF was removed under vacuum. The residue was partitioned between CH 2 Cl 2 and brine. The organic layer was dried over anhydrous Na 2 SO 4 , filtered and concentrated. The crude product was purified using silica chromatography, using THF in CH 2 Cl 2 (gradient 0-10%). The yield of 12 was 1.1 g (53% 155.8, 154.9, 149.3, 148.6, 137.6, 136.6, 134.1, 133.6, 121.1, 121.0, 72.0, 70.7, 70.6, 69.9, 59 .1, 29.7.
Compound 13. Compound 12 (700 mg, 1.83 mmol) was dissolved in (EtO) 3 P (2.0 mL).
The mixture was heated at 110 °C for 4 h. Excess of (EtO) 3 P was removed under high vacuum in a fume hood. The residue was partitioned between EtOAc and NaHCO 3 (0.1 M). 3, 154.6, 149.9, 148.6, 138.1, 136.4, 133.8, 128.0, 125.5, 120.7, 71.9, 70.6, 69.8, 62.4, 59.0, 31.5, 30.3, 16.4 Compound 14. In a flame dried flask compounds 13 (300 mg, 0.68 mmol) and 11 (180 mg, 0.68 mmol) were dissolved in dry THF (20 mL) and cooled to -78 °C. Potassium bis(trimethylsilyl)amide (1.5 mL, 0.5 M in toluene, 0.75 mmol) was added dropwise. Upon completing the addition, the stirring was continued for 3 h while the temperature rose to rt. The reaction mixture was then partitioned between CH 2 Cl 2 and water. The aqueous layer was washed with CH 2 Cl 2 (50 mL × 3) and the organic portions were combined. The organic portions were dried over Na 2 SO 4 followed by solvent removal under vacuum. The compound was isolated via silica chromatography using 0-25% THF in CH 2 Cl 2 . The isolated yield of 14 was 160 mg (43% 8, 155.9, 155.4, 154.4, 148.7, 148.0, 136.5, 133.6, 133.3, 133.2, 130.4, 129.9, 128.1, 122.8, 121.0, 120.7, 114.8, 79.6, 72.0, 70.7, 69.8, 67.3, 59.1, 40.1, 28.4 h. Then the reaction mixture was diluted with CH 2 Cl 2 (50 mL) followed by extraction with a NaOH solution (0.5 M, saturated with NaCl) three times. The organic layer was dried over K 2 CO 3 before the solvent was removed under vacuum to afford analytically pure product 15.
Yield: 75 mg (92% 161.9, 161.5, 158.3, 155.4, 154.5, 152.0, 148.7, 148.0, 138.4, 136.5, 133.7, 133.2, 130.3, 130.2, 128.6, 128.1, 127.4, 123.6, 123.4, 123.0, 121.7, 121.0, 120.7, 120.5, 115.0, 100.7, 72.0, 70.7, 70.6, 69.9, 66.7, 59.1, 58.7, 58.6, 42.6, 39 were refluxed under an argon atmosphere for 1 h. Then the reaction mixture was diluted with CH 2 Cl 2 (50 mL) followed by extraction with a dilute HCl solution (0.5 M, saturated with NaCl) three times. The organic layer was dried over K 2 CO 3 before the solvent was removed under a reduced pressure and the obtained blue solid was purified via silica chromatography using THF in CH 2 Cl 2 (gradient 0-30%).Yield of 4 was 15 mg (62%). 2, 166.0, 163.0, 158.6, 155.4, 149.4, 148.9, 148.7, 148.0, 136.5, 133.6, 133.3, 133.1, 130.4, 130.1, 128.1, 125.8, 125.6, 122.8, 121.4, 121.1, 121.0, 120.7, 118.6, 118.0, 115.0, 102.6, 101.7, 72.0, 70.7 70.6, 70.0, 69.8, 66.7, 59.1, 58.9, 58.6, 42.5, 40.4, 37.9, 29.5, 28 
